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spectropolarimeter. X-Ray data were collected on a Rigaku VariMAX Saturn CCD diffractometer with graphite monochromated Mo Kα radiation. Elemental analyses were performed at the Microanalytical Laboratory, Graduated School of Science, Osaka City University.
Synthetic Procedures and Product Characterizations
α-Chloroamide 7 and 11a,b were synthesized from appropriate amines according to the reported method (see references). 
Synthesis of 8
A mixture of 6 (0.57 g, 1.5 mmol), 7 (0.45 mg, 1.5 mmol), K 2 CO 3 (2.1 g, 15 mmol), KI (0.28 g, 1.7 mmol), and molecular sieves 4A (7.7 g) in xylene (150 mL) was refluxed for 18 h. The residues were removed by filtration and the filtrate was evaporated. The obtained residue was dissolved in chloroform (60 mL) and then washed with water (3 x 30 mL). The organic layer was concentrated under reduced pressure, and the residue was purified by recycle GPC to afford a pale yellow solid (0.13 g, 0.11 mmol, 14%); mp: 2975, 2929, 1685, 1524, 1459, 1413, 1365, 1251, 1158 156.31, 138.90, 128.94, 127.39, 127.23, 127.23, 80.11, 58.32, 54.79, 48.10, 43.10, 28.47 173.38, 162.55, 142.40 140.49, 130.01, 128.23, 127.55, 106.70, 99.73, 59.79, 59.62, 55.82, 54.98, 54.59, 43.87, 43.79 2936, 2837, 1654, 1598, 1535, 1429, 1347, 1297, 1207, 1159, 1065, 840, 701 H 7.32, N 10.99, found C 61.29, H 7.26, N 11 .03.
Synthesis of N-Boc-amino acid sodium salts
General procedure: A mixture of N-Boc-L-asparagine (230 mg, 1.0 mmol) and sodium carbonate (110 mg, 1.0 mmol) was dissolved in a mixed solvent of acetonitrile (10 mL), methanol (5 mL) and water (1 mL).
After CO 2 gas generation, the solvent was removed under reduced pressure. A small amount of methanol was added to the residue, and the suspension was filtered. The filtrate was the reprecipitated from ether to afford L-4·Na 2 as a white solid (150 mg, 0.54 mmol, 54%). L-3·Na: Anal. calcd for C 10 H 20 NO 6 Na: C 43. 95, H 7.38, N 5.13, found C 43.74, H 7.38, N 5.13 . L-4·Na 2 : Anal. calcd for C 9 H 13 NO 2 Na 2 : C 39.00, H 4.73, N 5.05, found C 38.76, H 4.79, N 5.03.
L-5·Na 2 : Anal. calcd for C 10 H 15 NO 2 Na 2 : C 41. 24, H 5.19, N 4.81, found C 40.99, H 5.19, N 4.80 .
Preparation of sodium complexes
General procedure: To the methanol solution of 2b (0.40 mM, 1.0 mL, 0.40 µmol), aqueous solution of L-4·Na 2 (11 mM, 36 µL, 0.40 µmol) was added. After the removal of solvent under reduced pressure, the mixture was dissolved in a mixture solvent (1.0 mL, CDCl 3 :CD 3 OD = 9:1 (v/v)).
S5 Figure S1 . 1 H and 13 C NMR spectra of 2a in CD 3 OD:CDCl 3 = 2:1 (v/v).
S6 Figure S2 . 1 H and 13 C NMR spectra of 2b in CD 3 OD.
S7 Figure S3 . 1 H and 13 C NMR spectra of 1b in CD 3 OD:CDCl 3 = 3:7 (v/v). [(2b·Na 2 )·(L-5)·H] + Figure S6 . ESI-MS spectrum of 2b with equimolar of L-4·Na 2 (A), and L-5·Na 2 (B). Pos, 0.1 mM in CHCl 3 :CH 3 OH = 9:1 (v/v), rt.
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